Table of Contents
General Procedure for preparation of -bis(phenylthio) derivatives 1b, 1d, 1f, and 1h
To a stirred solution of ethyl -(phenylthio)acetate (1a, 30 mmol) in CCl 4 (50 ml) containing benzoyl peroxide (1.5 mmol, 5 mol %), was added N-bromosuccinimide (NBS, 30 mmol, 1.0 equiv).
The reaction mixture was refluxed until the starting material was consumed (monitored by TLC) and then left to cool to room temperature. The crude product was dissolved in anhydrous diethyl ether (100 ml). To this solution was added sodium hydride (30 mmol, 1.0 equiv), then left it stirring at 0 o C.
After 10 min, thiophenol (30 mmol, 1.0 equiv) was added dropwise into the reaction mixture and then slowly allowed to warm to room temperature. After stirring overnight, the reaction mixture was filtrated to remove insoluble sodium bromide and the filtrate was evaporated under vacuum. The oily crude product was purified by column chromatography on silica gel using ethyl acetate/hexane as an eluent to give pure ethyl -bis(phenylthio)acetate (1b) (63%). -Bis(phenylthio)acetone (1d)
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(66%), -bis(phenylthio)acetonitrile (1h) (29%) were prepared similarly from phenylthioacetone (1c) and phenylthioacetonitrile (1g), respectively. Compounds 1b, 1d, 1h were identified by comparing the spectra with those of the authentic samples [1] [2] [3] [4] .
N,N-Diethyl--bis(phenylthio)acetamide (1f) was prepared from 1b as follows. To a solution of dithioacetal ester 1b (10 mmol) in THF (50 ml) was added 10% NaOH solution. After stirring for 2 h, THF was removed under reduced pressure. The residue was poured into water (20 ml) and extracted with Et 2 O. The aqueous layer was combined and acidified (to pH 1, monitored by pH test paper) with 1 N HCl. Then, the acidic product was extracted with AcOEt (x 3). The combined extracts were dried over sodium sulfate followed by filtration. After evaporation of the solvent, the corresponding acid was obtained in 86% yield. The acid was converted to its acid chloride by treatment with thionyl chloride (25 mmol, 2.5 equiv) in CHCl 3 (10 ml). Excess thionyl chloride was removed under vacuum and the residue was dissolved in 30 ml of CHCl 3 . Diethylamine (20 mmol, 2.0 equiv) was added into the solution. After stirring for 1 h at room temperature, CHCl 3 was removed under reduced pressure.
The crude product was purified through column chromatography on silica gel using ethyl acetate/hexane as eluent to give pure amide 1f in 64% yield. 
N,N-Diethyl--bis(phenylthio)acetamide (1f)
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Typical anodic fluorination of -bis(phenylthio) derivatives 1
In a similar manner to a procedure that has been reported previously [5] , the anodic fluorination of dithioacetal derivatives was carried out as follows: Anodic fluorination of 1 (0.1 mmol) was carried out with platinum plate electrodes (1 x 1 cm 2 ) in 0.3 M Et 3 N-3HF/MeCN (2 ml) in an undivided cell under nitrogen atmosphere at room temperature. A constant current (8 mA/cm 2 ) was passed until the starting material was mostly consumed (monitored by TLC and GC-MS). After the electrolysis, the electrolytic solution was passed through a short column of silica gel using ethyl acetate to remove excess fluoride salts. The eluent was evaporated under reduced pressure, and the residue was further purified by column chromatography on silica gel using ethyl acetate/hexane (15/1, v/v) as an eluent. Fluorinated products 3b, 3d, 3f, 4b, 4d, 4f were identified by 19 F NMR and GC-MS spectra [6] [7] [8] [9] . 
